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In stage 2, the process of stage 2 of Example 1 was 
repeated, but on a l/5 th scale. The reaction mixture was 
maintained at 40°C for a total of 7 hours. The recovered 
recrystallised precipitate was dried in a vacuum oven at 
5 40oc for between 5 and 6 hours under a pressure between 0.8 
to 1.0 mbar (80 to 100 Pa). 

In Stage 3, the process of stage 3A of Example 1 was 
repeated, except that the triethylamine and the acyl 
10 chloride were each employed at a mole ratio of 2.5:1 to the 
cellobiose heptanonanoate . The recovered recrystallised 
precipitate was dried in a vacuum oven at 40°c for between 5 
and 6 hours under a pressure between 0.8 to 1.0 mbar. 

15 The extent of acylation, and proportion of a and p anomers 

were measured as in Example 1, and the results summarised in 
Table 4 below. 



Table 4 



Ex No 


Ester substituent 


<x, (3 ratio 


%Y 


MP 
(°C) 


3.1 


Cyc lohexanoyl 


19% a, 81% P 


100% 


75 


3.2 


Cy c 1 oh exanoy 1 


6% a, 94% p 


99.5% 


76 


3.3 


Cyc 1 ohexanoy 1 


2% a, 98% p 


100% 


-85 


3.4 


2-Ethylhexanoyl 


2% a, 98% p 


100% 


72 


3.5 


Cyclopentanoyl 


40% a, 60% P 


100% 


79 


3.6 


6 - Ac e t ami dohexanoy 1 
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Example 4 

In this Example, various samples of esterified cellobiose 
prepared as in Example 1 or 2 above, were used to gel water- 
5 immiscible cosmetic liquids, in accordance with the 

procedure given below, in which a large number of gels can 
be prepared simultaneously. 

The samples were tested in a 96 well (8 x 12 rows) glass 

10 micro-titre plate. Each well had a volume of about 1ml. 

About 0.01 or 0.02g of each esterified cellobiose material 
was placed into 8 consecutive wells in a single row, so that 
each well contained approximately 5% or 10% of the 
cellobiose ester. The balance in each well comprised the 

15 cosmetic liquid by addition of approximately 0 . 2g of the 

respective liquid to each cell. A glass lid was placed on 
top of the plate. The plate was carefully placed in a 
thermostatically controlled fan-assisted oven set at 150°C 
for 2 . 5 hours . The plate was removed from the oven and 

2 0 allowed to cool naturally to ambient laboratory temperature. 
The contents of the wells were assessed at the end of the 
cooling period, by visual inspection and by poking the 
contents of each well with a micro-spatula. The plates were 
stored at 18°C for 18 hours and the contents inspected, and 

2 5 further stored for 18 hours at 4°C and inspected for a third 
time. The results obtained in the tests are summarised in 
Table 5 below, in which the legend is as follows: 
gel gel 

g4 gel after overnight (18 hrs) storage at 4°C 
30 g22 gel after overnight (18 hrs) storage at 22°C 
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sg soft gel 

sg22 soft gel after overnight (18 hrs) storage at 22°C 
sol solution 

* the test at 4°C was not carried out 

5 

Table 5 





Product of Ex 


1.1 


1.2 


1.3 


1. 


4 


Weight % 


5% 


10% 


5% 


10% 


5% 


10% 


5% 


10% 


ISA 


g22 


gel 


sg 


gel 


gel 


gel 


g22 


g22 


IPM 


g4 


gel 


sol 


sol 


g4 


g22 


sol 


sol 


Mineral oil 


gel 


gel 


sg 


gel 


g22 


g22 


g22 


g22 


Finsolv TN 


g4 


gel 


sol 


sol 


sol 


g4 


sol 


sol 


Fluid AP 


gel 


gel 


sg 


gel 


gel 


gel 


gel 


gel 


Polydecene 


gel 


gel 


gel 


gel 


gel 


gel 


g22 


gel 


DC556 


gel 


gel 


gel 


gel 


gel 


gel 


gel 


gel 




Product of Ex 


1.5 


1.6 


1.7 


1 


.8 


Weight % 


5% 


10% 


5% 


10% 


5% 


10% 


5% 


10% 


ISA 


g22 


gel 


sg 


gel 


sg 


gel 


g22 


g22 


Mineral oil 


g22 


gel 


sg 


gel 


sg 


gel 


g22 


g22 


Fluid AP 


gel 


gel 


sg 


gel 


gel 


gel 


gel 


gel 


Polydecene 


gel 


gel 


gel 


gel 


gel 


gel 


gel 


gel 


DC556 


g22 


gel 


sg22 


gel 


gel 


gel 


gel 


gel 
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